Abstract
nature. Here we discuss our experiences with a variety of approaches for measuring the 23 content and speciation of Sb in environmental matrices. Total Sb concentration measurements 24 in waters require digestion with HNO3-HCl to release Sb from particulate material and may 25 require a preconcentration step to remove Sb from saline matrices or to obtain the required 26 sensitivity. Plant analyses require the use of HNO3-HBF4 or HNO3-HF while sediments 27 require the use of HNO3-HCl to solubilise Sb and prevent adsorption to silicates. Methods for 28 Sb speciation should be fit for purpose. Volatile Sb species can be measured successfully 29 using SPME-GCMS, waters via hydride generation-trapping ICPMS and sediment extracts Sb complex is much greater that the log K of the tartrate-Sb complex (24.8 compared to 237 9.4), 71 EDTA also substitutes for Sb(III) standards prepared as the tartrate complex.
238
Optimising buffer strength, pH and temperature only improves the chromatography of the 239 Sb(III) EDTA complex. If citrate is added to standards before chromatography is undertaken,
240
the Sb(III) EDTA complex is still formed as Sb(III)-citrate log K is lower than the Sb(III)-EDTA 241 log K (1.8 and 24.8 respectively at pH 6) and the retention time is similar to using EDTA 242 alone (Fig 10) . Sb(OH)6 -forms a citrate complex and is retained longer on the column.
243
Sufficient citric acid needs to be added to fully complex Sb(V). In the literature, it has been 244 reported that two Sb (V) citrate complexes (1:1 and 1:2) can be formed. 63, 72 We have used 25 245 mM citric acid for extraction purposes and only found one peak. 
